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Detailed optimization study
Reoxidant screening
Additive study
AgOAc (2.0) --86 68 a Reaction conditions: uracil 1a (0.2 M), acrylate 2a (2.0 equiv.), Pd(TFA) 2 (10 mol%), AgOAc (2.0 equiv.), additive, DMF (0.5 mL) under air at 80 °C, 24 h.
b 1 H NMR % conversion of the starting enaminone with Ph 3 SiMe (1.0 equiv) as the internal standard. H NMR % yield with Ph 3 SiMe (1.0 equiv) as the internal standard. b 1 H NMR % conversion of the starting enaminone with Ph 3 SiMe (1.0 equiv) as the internal standard.
S4
Solvent effect
c 1 H NMR % yield with Ph 3 SiMe (1.0 equiv) as the internal standard. 9, 161.5, 150.9, 144.2, 135.1, 121.4, 109.3, 80.5, 37.6, 28.3, 28.3; FTIR (NaCl, cm -1 ) 3155, 2953 , 1710 , 1665 , 1629 , 1457 , 1437 , 1370 , 1301 , 1263 , 1194 , 1172 , 1091 HRMS (ESI+) 8, 161.4, 150.8, 144.8, 136.3, 119.3, 109.0, 64.4, 37.6, 30.9, 28.3, 19.3, 13.8; FTIR (NaCl, cm -1 ) 3055, 2987, 2963, 1708, 1665, 1628, 1454, 1422, 1355, 1299, 1173, 1090, 1063, 985, 867 161.4, 150.8, 144.9, 136.6, 118.9, 109.0, 51.8, 37.7, 28.3; FTIR (NaCl, cm -1 ) 3424, 2953 , 1710 , 1666 , 1630 , 1456 , 1437 , 1369 , 1301 , 1262 , 1172 , 1091 HRMS (ESI+) 5, 161.4, 150.8, 145.0, 136.9, 136.3, 128.7, 128.3, 128.2, 119.0, 109.0, 66.4, 37.7, 28.3; FTIR (NaCl, ) 3367, 2956, 1710, 1666, 1629, 1456, 1380, 1299, 1166, 1093, 985 6, 161.6, 150.8, 145.0, 134.7, 126.7, 109.0, 37.8, 28.9, 28.3; FTIR (NaCl, ) 3155, 2980, 2938, 2834, 1727, 1703, 1676, 1634, 1456, 1393, 1368, 1318, 1288, 1155, 1100, 1057, 983, 908, 870 3224, 2930, 1752, 1702, 1664, 1459, 1375, 1343, 1205, 1171, 1081, 1052, 907, 833, 312 (3n-c) . 3n-c was prepared by the general procedure described above and purified by flash chromatography (100% EtOAc) on silica gel to provide 6.6 mg (24%) as a white wax. 150.8, 143.3, 136.6, 135.2, 134.7, 129.4, 129.3, 129.0, 128.6, 128.4, 127.9, 121.6, 109.9, 80.5, 52.8, 45.0, 28.3; FTIR (NaCl, cm -1 ) 3055, 2983 , 2933 , 1708 , 1664 , 1629 , 1496 , 1452 , 1384 , 1368 , 1317 , 1155 , 1080 , 1030 HRMS (ESI+) 150.9, 142.7, 134.7, 122.4, 110.4, 80.6, 79.3, 72.5, 58.2, 57.5, 28.3; FTIR (NaCl, cm -1 ) 3155, 2980 , 2938 , 1724 , 1676 , 1634 , 1456 , 1368 , 1318 , 1288 , 1155 , 1100 HRMS (ESI+) 161.0, 150.8, 143.3, 138.1, 136.4, 135.3, 134.8, 129.5, 129.4, 129.0, 128.3, 126.7, 121.5, 109.9, 80.5, 52.8, 44.9, 28.3, 21.4; FTIR (NaCl, cm -1 ) 3156, 2079 , 2948 , 2869 , 1704 , 1660 , 1466 , 1368 , 1329 , 1297 , 1153 , 1116 , 1041  HRMS ( 9, 161.0, 160.1, 159.3, 150.8, 143.1, 135.4, 130.9, 130.1, 128.9, 126.5, 121.3, 114.8, 113.8, 109.7, 80.4, 55.4, 52.3, 44.4, 28.3; FTIR (NaCl, cm -1 ) 3055, 2987 , 2839 , 1706 , 1663 , 1628 , 1623 , 1514 , 1456 , 1422 , 1368 , 1178 , 1155 , 1034 HRMS (ESI+) 135.4, 121.3, 114.4, 109.2, 96.0, 87.2, 84.9, 80.7, 62.8, 28.3, 28.1, 27.3, 25.4; FTIR (NaCl, cm -1 ) 3468, 3055, 2987 , 1710 , 1667 , 1627 , 1466 , 1422 , 1369 , 1265 , 1155 , 1112 , 1084 3156, 2079, 2948, 2869, 1704, 1660, 1466, 1368, 1320, 1297, 1153, 1116, 1041, 993, 908, 885 5 . 8 4 7 1 5 . 8 6 4 6 6 . 3 2 9 2 6 . 3 6 8 9 6 . 5 4 8 3 6 . 5 6 4 0 6 . 6 0 3 6 7 . 2 2 3 2 7 . 
Catalyst choice
